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FERRIC ALUM MODIFICATION

Proceed exactly as in the preceding method up to the point
of passing the sulfuric acid solution through the reductor. In-
stead of passing the reduced solution into an empty flask, place
in the flask about 50 c.c. of ferric alum solution1 and make sure
that the tube from the reductor passes into the solution. In all
other respects the two methods are identical. There is now
no oxidation of the trivalent molybdenum by air in the flask
but it is converted back to the hexavalent condition by means of
the ferric salt and an equivalent amount of the latter is reduced
to ferrous salt. In this case, therefore, the ferrous iron is really
titrated by the permanganate but the volume of reagent required
corresponds to the amount necessary to convert Mo203 to Mo03.
The computation is the same as before except that IP = 36H.

7. DETERMINATION OF PHOSPHORUS IN MATERIALS
INSOLUBLE IN NITRIC ACID

(Ferrosilicon, Iron Phosphide, etc., and Alloy Steels)

Materials insoluble in nitric acid are attacked best by ignition
with a mixture of sodium carbonate and magnesia as described in
the chapter on Silicon. Ignite from 1 to 3 g. of the finely pulver-
ized material with six to eight times as much of the sodium
carbonate-magnesia mixture (2:1).

After the ignition, dissolve the mass in hydrochloric acid
and remove the silica in the usual manner. After volatilizing
the silica as silicon tetrafluoride by treatment with sulfuric and
hydrofluoric acids, fuse the residue with sodium carbonate,
dissolve the product of the fusion in hydrochloric acid and ex-
amine the solution for phosphoric acid. Concentrate the filtrate
from the silica precipitation (or an aliquot part of it if much phos-
phorus is present) as described on p. 97 and determine the phos-
phorus as ammonium phosphomolybdate.

Carry out a blank determination with the reagents used and

1 Dissolve 100 g. of Fe2(SO4)3, (NH^aSCU, 24H20 in 1 liter of water and
25 c.c. of concentrated H2S04 and add 40 c.c. of sirupy H3P04. The
amount of ferric alum solution used should be sufficient to react with all
the reduced molybdenum. Blanks should be run, with the same volume of
ferric alum in the flask.